. Cartesian coordinates and energies for the DFT-optimized structure of 2b. S7
Synthetic Procedures and Characterization Data
Chemicals and equipment. Anhydrous solvents used for synthesis were prepared using standard methods. Other reagents for synthesis were used as received.
1
H NMR spectra were obtained using a JEOL JNM-A500 (500 MHz) or a JNM-AL300 (300 MHz) instrument. Compound 3 was prepared via a previously reported method [1, 2] . Compound 4 was synthesized according to the method of Chidsey
[3].
13
C NMR spectra were measured using either a JEOL JNM-A500 (126 MHz) or a JNM-AL300
(75 MHz) instrument. The IR spectra were recorded on a JASCO FT/IR-4200 spectrophotometer.
High-resolution mass spectrometry was performed using an Applied Biosystems Voyager-DE PRO or an AB SCIEX TOF/TOF 4800 spectrometer. Preparative gel permeation chromatography was performed in a recycle mode using a Shodex H-2001 column (20 mm × 50 cm).
1-[4-[4-(Ferrocenylethynyl)phenylethynyl]phenyl]-3,5,7-tris(acetylthiomethyl)adamantane (5).
A solution of (4-ethynylphenyl)ethynylferrocene (4) (29.4 mg, 94.8 μmol) in THF (2.5 mL) was added to a mixture of 1-(4-iodophenyl)-3,5,7-tris(acetylthiomethyl)adamantane (3) 2, 148.9, 131.5, 131.4, 131.2 125.0, 123.7, 122.4, 120.8, 90.9, 90.5, 89.0, 85.5, 71.4, 70.0, 68.9, 64.9, 45.3, 43.6, 41.0, 38.4, 35.8, 30.7 
1-[4-[4-(Ferrocenylethynyl)phenylethynyl]phenyl]-3,5,7-tris(mercaptomethyl)adamantane (2b).
A MeOH solution (1 mL) of KOH (45 mg, 0.80 mmol) was added to a solution of tris(thioacetate) 5 (19.0 mg, 24.2 μmol) in a THF-MeOH mixed solvent (1:1, 6.0 mL). The reaction mixture was stirred at room temperature for 2 h and quenched by the addition of 10% HCl (1 mL). The product was extracted with CHCl 3 , and the organic layer was washed with water and dried (Na 2 SO 4 ). The solvent was evaporated, and the residue was purified by gel permeation chromatography (CHCl 3 ) to give 2b as an orange solid (7.3 mg, 46%) with a melting point of 136.1-138. 3, 131.5, 131.4, 131.2, 125.1, 123.7, 122.4, 120.8, 90.9, 90.5, 89.0, 85.5, 71.5, 70.0, 69.0, 64.9, 45.4, 43.1, 38.7, 37.5, 35.9 ; IR (NEAT/KRS-6, cm Table S1 . Cartesian coordinates and energies for the DFT-optimized structure of 2b.
Level of theory: B3LYP/3-21G(d)(C, H, and S), LANL2DZ(Fe) HF = -2812.8637737 hartree Number of imaginary frequencies: 0 
---------------------------------------------------------------------

